PC13 (or SO Cl2), and E t3N in C 6H 6 did n o t produce the desired com pound 4, b ut instead generated tris(2,2,6,6-tetram ethyl-1 -oxyl-4-piperidinyl)phosphite (or bis(2,2,6,6-tetram ethyl-l-oxyl-4-piperidinyl)sulfite). A m inoxyl ester 4 also was not generated by transesterification o f 7 w ith /)-H O C 6H 4C O O M e in the presence o f M g(O M e)2 as a catalyst in toluene. It w as th o u g h t th a t the in crease o f reaction tem perature and large excess o f hydroxy-containing species 1 or 7 w ould be neces sary to the achievem ent o f the transesterification reaction. High tem perature does destroy am inoxyl com pound such as 7, and therefore, 4-hydroxy-2,2,6,6-tetram ethylpiperidine 1 was chosen to re place its am inoxyl analogue 7. A tw o-step ro ute as illustrated in Scheme 1 was tested and in a conse quence com pounds 4 and 5 were fortunately o b tained in good yields. Verlag der Z eitschrift für N atu rfo rsch u n g , D-W -7400 T übingen 0 9 3 2 -0 7 7 6 /9 3 /0 6 0 0 -0 8
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Over previous tw o decades, am inoxyl spin-la belled tran sitio n m etal com plexes have been exten sively investigated for studies o f radical-m etal in teractions [1, 2] . A lth o u g h h u n d red s o f spin-labelled ligands have been p rep ared , spin-labelled azo ligands are rarely reported. A zo m oiety em ploys a good coordinative p ro p erty w hich w ould be useful for the co n stru ctio n o f spin-labelled m etal com plexes. W e have discovered th a t spin-labelled azo ligands can m ake strong com plexes w ith C u(II), N i(II) and C o(II) [3] , T herefore, synthesis o f spin-labelled azo ligands is a p otentially a ttra c tive research field. Verlag der Z eitschrift für N atu rfo rsch u n g , D-W -7400 T übingen 0 9 3 2 -0 7 7 6 /9 3 /0 6 0 0 -0 8 4 9 /$ 01.00/0
A m inoxyl ester 8 was conveniently acquired by acylation o f l-hydroxy-2-naphthoyl chloride 6 and 7 w ith triethylam ine as the acceptor o f the g enerat ed acid HC1 (Scheme 2). 
